= 0.084, wR(F) = 0.074, T= 293 K.
Source of material
Stoichiometric mixtures of the elements were heated up to 1273 Κ for 1 day and annealed at 573 Κ for one week (Nb container, welded at 30kPa Ar). Single phases (by X-ray diffraction) with silvery grey crystals were formed. The compounds are very sensitive against oxidation and hydrolysis and have to be handled under inert conditions. Lattice parameters were determined from Guinier-Simon powder patterns [1] with Si standard (X(CuiC a i) = 1.54051 A ; a(Si) = 5.4305 Ä).
Discussion
Both compounds form the ?/64 structure of NaPb [2] as shown by Hewaidy et al. [3] from powder pattern, but detailed parameters were missing. The well-known structure type is characterized by two interpenetrating 3D frameworks of condensed M 4 Pb 4 (M = Rb, Cs) stellae quadrangulae (distorted heterocubanes [4] ), hierarchically related to the CU2O structure [5] . The tetrahedranide anions Pb* J(Pb-Pb) = 3.098 (4) 
